The title compound, 3-methyl-5α-cholest-2-ene, (I), has been prepared previously (Barton et al., 1956) as a precursor for the synthesis of steroidal boronic acids and boronates (Ketuly et al., 2010). The geometric and structural features for a series of cholestane derivatives has been described (Rajnikant et al., 2006).
In the title cholestane derivative, C 28 H 48 [systematic name: (1S,2S,7R,10R,11R,14R,15R)-2,5,10,15-tetramethyl-14-[(2R)-6-methylheptan-2-yl]tetracyclo[8.7.0.0 2,7 .0 11, 15 ]heptadec-4ene], the cyclohexene ring adopts a half-chair conformation. The parent 5-cholest-2-ene and the equivalent fragment of the title compound are almost superimposable (r.m.s. deviation = 0.033 Å ).
Related literature
For background to this study, see: Ketuly & Hadi (2010) . For the synthesis, see: Barton et al. (1956) . For a discussion of the structural features of cholestane derivatives, see: Rajnikant et al. (2006) . For the structure of 5-cholest-2-ene, see: Kemlo et al. (1979) . For ring conformational analysis, see: Cremer & Pople (1975 Data collection: APEX2 (Bruker, 2009); cell refinement: SAINT (Bruker, 2009); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 (Farrugia, 1997), DIAMOND (Brandenburg, 2006) and Qmol (Gans & Shalloway, 2001) ; software used to prepare material for publication: publCIF (Westrip, 2010).
In the structure of (I), Fig. 1 , the cyclohexene has a half-chair conformation: the ring-puckering parameters are q 2 = 0.387 (3) Å, q 3 = -0.318 (3) Å, QT = 0.501 (3) Å, φ 2 = 149.2 (5) ° (Cremer & Pople, 1975) . With the exception of a small difference in orientation of the terminal residues, the structure of (I) is virtually super-imposable upon the structure of the parent 5α-cholest-2-ene structure (Kemlo et al., 1979) . The r.m.s. deviation between the two molecules is 0.033 Å (Gans & Shalloway, 2001) .
Experimental
The synthesis of the title compound is a modified version of the literature procedure (Barton et al., 1956) . 5α-cholestan-3one (3 g, 8 mmol) in dry ether (40 ml) was added to methylmagnesium iodide [prepared by by the gradual addition of methyl iodide (1.2 ml, 20 mmol) in dry ether (15 ml) to magnesium (0.5 g, 21 mmol) in dry ether (10 ml) during 30 min. with continuous stirring and cooling] and the resulting solution was refluxed for 3 h. The reaction mixture was poured on to ice, then a solution of H 2 SO 4 (1.52 g) and water (10 ml) added with stirring. The mixture was extracted three times with ether and washed with saturated NaHCO 3 , then with water until neutral. Extracts were dried and evaporated, yielding a white crystalline product (2.92 g, 94% of the mixture isomers: 3α-hydroxy-3β-methyl-5α-cholestane and 3β-hydroxy-3α-methyl-5α-cholestane, m.p. 368-373 K. The mixture of these stereoisomeric alchohols (2 g) was dissolved in glacial acetic acid (25 ml) on warming, then perchloric acid (72%, w/w, 10 drops) was added and the solution heated in hot bath (253-263 K) for 30 min. The solvent and excess reagent were evaporated azeotropically. The yellow solid residue was dissolved in ether, washed with NaHCO 3 then with water, until neutral; each washing was back-extracted three times with ether. The extracts were combined; dried and evaporated. A yellow oily residue, which gradually crystallized was recovered (1.81 g, 95%), mp. 342-346 K. This was recrystallized from ether-MeOH, giving (1.739 g, 91%) of the title compound, mp. 348-350 K.
This was further recrystallized and colourless blocks of (I) were grown from carbon ethanol:ether (8: 
Refinement
Carbon-bound H-atoms were placed in calculated positions (C-H 0.95 to 1.00 Å) and were included in the refinement in the riding model approximation, with U iso (H) set to 1.2 to 1.5U equiv (C). In the absence of significant anomalous scattering effects, 2599 Friedel pairs were averaged in the final refinement. However, the absolute configuration was assigned on the basis of the known chiralty of the 5α-cholestan-3-one starting material (C1 S, C7 S, C9 S, C10 S, C15 R, C17 S, C20 R, C21 R) 
